In connection with the production of some high. purity neptunium . .
metal for calorimetry and other physico-chemical experiments it t-1as
desirable to determine -:~hEir melting point and the· density of ·the specimens used. Neptunium isotope of mass 237 was employed.
The neptunium metal 'l-Ias produced by the reduction of neptunilUU trifluroide. Inasmuch as several trifluoride:preparations made from hydroxideprecipitates proved to be only partially reducible to the metal, neptunium oxalate :was selected as the starting material for metal production.
The light greai.oxalate was precipitated upon addition of ll] ammonium oxalate to a 1M hydrochloric acid solution of the neptuniUill. (IV) stock. After centrifugation and withdrawal of the supernatant liquid, the precipitate was 't-ffished with dilute oxalic acid and with water. The oxalate 'r~s slurried into a small platinium dish, placed in the platinum hydrofluorination appa~atus, 1 :·drie'd by passing ·anhydrous 'oxygen over it, and converted to ··'E. F. Westrum, Jr., and _L. Eyring, nThe Preparation and Some Properties of ' Americium Metal," (for publication in the 3ournal of the American Chemical Society).
dioxide by heating to 650°C. After cooling, an equimolar mixture of oxygen and hydrogen fluoride was used to prepare the tetrafluoride; this >..ras reduced with a 3:1 hydrogen-hydrogen fluoride miKtUl~e at a maximum temperature of ~ 650°C. The reduction to metal was achieved in a microfurnace and by a technique similar.to that used by one of us 2 for plutonium metal production and 2 E. F. Wes~rum, Jr., Manhattan Project Metallurgical Labo~atory Report CK-1586 (May, 1944 ; E. F. Westrum, Jr., Manhattan Project Metallurgical Laboratory Report CN-2495 (January, 1945 The pattern is attributed to a thin oxide film rather than the bulk metal itself. A microdilatometric experiment on larger quantitites of neptunium now available would be of interes.t in establishing the presence of the sus ... 
